To a well-stirred solution of 2-[(2-azidoacetyl)amino]-2-deoxy-D-galactose 1 (793 mg, 3.02 mmol) in pyridine (20 mL) was added TBSCl (684 mg, 4.54 mmol) and DMAP (18.5 mg, 0.15 mmol). The reaction mixture was allowed to stir at room temperature for 24 hours, and then acetic anhydride (10 mL, 91 mmol) was added dropwise. The mixture was stirred at room temperature for another 24 hours, concentrated under vacuum, and purified by silica gel column chromatography (EA/Hex 1/5, 1/4, 1/3, 1/2) to afford 2-[(2-azidoacetyl)amino]-2-deoxy-6-(tert-butyldimethylsilyloxyl)-6-deoxy-D-galactose-1,3,4-triyl triacetate 2 (829 mg, α/β = 1/5 yield: 55%). β conformation of compound 2:
1 H NMR (300 MHz, CDCl3) δ 6.32 (d, J = 9.2 Hz, 1H), 6.22 (d, J = 3.9 Hz, 1H), 5.54 (d, J = 3.2 Hz, 1H), 5.28 (dd, J = 11.6, 3.3 Hz, 1H), 4.68 (ddd, J = 12.2, 9.2, 3.6 Hz, 1H), 4.10 -4.02 (m, 1H), 4.00 -3.89 (m, 3H), 3.71 -3.50 (m, 3H), 2.19 (s, 3H), 2.16 (s, 3H), 2.03 (s, 3H), 0.86 (s, 12H), 0.02 (d, J = 3.2 Hz, 6H); 13 C NMR (75 MHz, CDCl3) δ 171. 1, 170.6, 169.9, 169.1, 167.0, 91.1, 71.4, 68.1, 66.6, 60.5, 52.6, 47.3, 25.8, 21.0, 20.8, 20.7, -5.6, -5.7 ; MS (ESI) [M+Na] 525.3.
To a solution of 2-[(2-azidoacetyl)amino]-2-deoxy-6-(tert-butyldimethylsilyloxyl)-6-deoxy-D-galactose-1,3,4-triyl triacetate 2 (120 mg, 0.24 mmol) in a mixture of HOAc (3 mL), THF (1 mL), water (1 mL) was added TBAF (1 M in THF, 0.26 mL, 0.26 mmol). The mixture was allowed to stir at room temperature for 6 hours, neutralized by Sat. NaHCO3 (10 mL), then extracted 3 times with ethyl acetate (50 mL). The organic phase was combined, dried over Na2SO4, concentrated under vacuum and the crude product was purified by silica gel column chromatography ( 169.3, 167.3, 91.0, 71.6, 67.8, 67.6, 60.7, 52.5, 47.4, 21.0, 20.8, 20.7 . MS (ESI) [M+Na] 411.3.
To a stirred solution of AgNO3 (227 and the mixture was allowed to stir at room temperature for 3 hours. DCM was then distilled under vacuum and the residue was re dissolved in THF (5 mL), followed by addition of 1-methylcyclopropane-1-carboxylic acid (26.8 mg, 0.27 mmol) and triethylamine (27.1 mg, 0.27 mmol). The mixture was then allowed to stir at room temperature overnight, diluted with ethyl acetate (50 mL), washed with 0.1 M HCl (30 mL), sat. NaHCO3 (20 mL). The organic phase was dried over Na2SO4, concentrated, and the residue was purified by silica gel column chromatography 7, 175.3, 174.9, 174.8, 174.3, 174.2, 173.5, 173.4, 166.4, 166.3, 93.6, 90.5, 78.3, 73.7, 69.9, 68.5, 67.5, 66.2, 62.0, 61.7, 601.0, 56.1, 52.1, 52.0, 47.4, 18.9, 18.8, 18.7, 18.7, 18.7, 18.6, 18.5, 18.4, 18.2, 18.2, 18.1, 18.0, 18.0, 18.0, 18.0, 17.3, 17.2, 17.1, 17.1, 17.1, 17.0, 16.9, 16.9, 16.8, 16.6, 16.6, 16.6, 16.6, 16.4 
. HRMS: (ESI)
C28H38N4NaO10: calc. 613.2486; found 613.2480.
